Abstract. (4aa,7afl, 10afl )-2- 2, 3, 4, 4a, 7, 7a, 8, Mr=424.37, monoclinic, P2~/n, a=9.441 (4) , b= 10.378 (4), c= 20.023 (9)A, /3 =91.56 (3) ° , V= 1961 (1)A 3, Z= 4, Dx = 1.44 g cm -3 (188 K), A(Mo Ka) = 0.7107 A, /z = 16.16 cm-~, F(000) = 864, T = 188 K, R = 0.0288 for 3070 reflections ]. The crystal structure determination was undertaken in order to establish the configuration around C10a. The rings of the isoquinoline group are trans, with the pyrrole moiety cis fused. The A ring is in the chair conformation, while the cyclohexene ring, B, is in the boat conformation owing to the cis fusion of the five-membered pyrrole ring. The pyrrole ring, C, assumes the halfchair conformation. The C--N bonds of the quarternary N atom, N8, are longer than those of the tertiary N atom, N2 [1.517(2) for N8 and 1.463 (2) A for N2].
Experimental. Compound (1) was synthesized by an intramolecular Diels-Alder reaction of the corresponding substrate. Treatment of (1) with lithium aluminium hydride (LAH) yielded (2) which was 0108-2701/92/091703-03506.00 then treated with methyl iodide in methanol resulting in the formation of (3). Synthetic details are described elsewhere (Martin, Rein & Liao, 1991 
TRICYCLIC SUBUNIT OF MANZAMINE A needle of approximate dimensions 0.27 x 0.35 x 0.83 mm. The data were collected on a Nicolet R3 diffractometer using a graphite monochromator and equipped with a Nicolet LT-2 low-temperature delivery system. Lattice parameters were obtained from the least-squares refinement of 28 reflections with 19.2 < 20 < 23.8 ° The data were collected using the to-scan technique, with 1.2 ° to scans at 6-12 ° min-' and a 20 range of 4.0-50.0 ° (h = 0---, 11, k = 0---, 12, l = -23----23). A total of 3932 reflections were collected, of which 3481 were unique, with Rin t = 0.016. Four reflections (238, 242, 328, 334) were remeasured every 196 reflections to monitor instrument and crystal stability. A smoothed curve of the intensities of these check reflections was used to scale the data. The scaling factor range was 0.979-1.02. The data were also corrected for Lp effects and absorption. An analytical absorption correction was applied based on the crystal face measurements. The transmission factor range was 0.5272-0.6930. Reflections having Fo<4~r(Fo) were considered unobserved (411 reflections). Data reduction and decay correction were performed using SHELXTL-Plus (Sheldrick, 1991) . The structure was solved by the heavy-atom method and refined by full-matrix least squares (Sheldrick, 1991) . In all, 324 parameters were refined. The non-H atoms were refined with anisotropic thermal parameters. All H-atom positions were obtained from a AF map and refined with isotropic thermal parameters. for the H atoms were obtained from Stewart, Davidson & Simpson (1965) . Values used to calculate the linear absorption coefficient were taken from International Tables for X-ray Crystallography (1974, Vol. IV, p. 55 ).* Fig. 1, showing the atom-labelling scheme, was generated using SHELXTL-Plus (Sheldrick, 1991) . The positional and thermal parameters for non-H atoms are listed in Table 1 , while the bond lengths and angles for the non-H atoms are listed in Table 2 . Other computer programs used in this work are listed in reference 11 of Gadol & Davis (1982) . Related literature. Synthesis of (3) was accomplished as part of an effort directed towards the total synthesis of manzamine A (Martin, Rein & Liao, 1991, and references therein) .
Acta Cryst. (1992) . C48, 1705-1707 Experimental. Synthesis of the title compound was from an ethanol/water solution of mep and KPF6 in acid medium. A colourless crystal of dimensions 0.50 × 0.50 x 0.20 mm was used for data collection on an Enraf-Nonius CAD-4 diffractometer with graphitemonochromated Mo Ka radiation. Cell dimensions were determined from setting angles of 25 reflections having 12 < 0 < 15 °. 6597 reflections were measured using w/20 scan with 20 from 3 to 54 ° (0 _< h <_ 13, 0-<k<-28, -16_l_<16), scan range (0.85+ 0.35tan0)°, and variable scan speed 0.97-8.24°min -I Intensities of three reflections (417, 74,10,2, 7417) measured every 2 h showed no significant variations. Corrections were made for Lp effects and for absorption using ~ scans (North, Phillips & Mathews, 1968) , minimum relative transmission
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